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CUHTE3 U CTPOEHUE NEHTA®TOPINPOINMAOHATA
TETPA®EHUIICYPbMbI Ph,SbOC(O)CF.CF;

A.H. Echpemoe
FOxHO-Ypanbckuli 2ocyOapcmeeHHbIlU yHusepcumem, 2. YenssibuHck, Poccus

Mo peakmusaM 3aMemieHHss MEXIy NMEHTAQEHUICYPMON M MEHTaGTOPIPOIMOHON KHCIOTOH 1
MO Tepepacrpe/ieSieHHIO JIMTaHA0B MeXTy NeHTadeHWICyppMoil U 6uc(eHTadTOPIPOINOHATOM)
TpuEHWICYPHMBI TOJIYYEH C BBIXOAOM 10 96 % mneHTadTOPHpONUOHAT TeTPad)CHIICYPHMBI.
CoenuHeHne UACHTHGUIUPOBAHO MeTOAOM MK-CIIEKTpOCKONNU M PEeHTI€HOCTPYKTYPHOTO aHa-
mm3a (PCA). Ilo mamaeiM PCA, artoM cypeMBI HMEET HCKAKCHHYIO TPUTOHAJIBHO-
OunupaMuAaIbHYI0 KOOPIMHALMIO C aTOMOM KHCIIOpOoJa KapOOKCHIIATHOTO M aTOMOM YTJiepoja
(heHMITBHOTO JIMTaHJO0B B alMKaJbHBIX MOJOXKEHUAX. Bee atombl ¢ropa u yrnepon rpynmst CFs
pa3ynopso4eHsl O JBYM IOJIOKCHUSAM (COOTHOLICHUE BKJIA/IOB IIOJIOKEHUH B Pas3ynopsiioueH-
HBI (parment cocrasisiet 0,58/0,42). AxcuanpHblii yron CSbO cocrasnser 178,19(1)°, cymma
sKkBaTOpHanbHEIX yriaoB CSbC paBHa 355,78(14)°. ATOM cypbMBI BEIXOAWT M3 9KBAaTOPHUAILHOM
mnockocty [C;] B cTOpOHY akcHaibHOro aToma yriaepona Ha 0,254 A. InockocTd (eHHMIbHBIX
KOJIEIl TIOBEPHYTHI BOKpYT cBszell Sb—C,,, TakuM 00pa3oM, 4TOObl MUHUMH3UPOBATH BHYTPH- U
MEXMOJIEKYJISIpHBIe B3aumozeicTBus. CpenHee 3HaueHume UIMH cBazed Sb—C,, cocraBiser
2,129(4) A, mipu sToM ammHA cBA3H Sb—C,y. COMOCTABUMA C SKBATOPHUANBHBIMU M MMEET 3Haue-
nue 2,124(3) A. Paccrosune Sb—O cocrapnster 2,325(3) A, uTo Gonbllle CyMMBbI KOBaJEHTHBIX
paamycoB cypbMbl 1 Kucaopoza (2,07 A). XapakTepHo# 0COOEHHOCTBIO BCEX KapOOKCHIATOB
TeTpaapuICypbMBI SBISCTCS HAJMYUE BHYTPUMOJICKYIIPHOTO KOHTAaKTa aToMa CYypbMBI ¢ Kap0o-
HIJILHEIM aTOMOM Kuciopona. JlanHoe paccrosuue Sb--O=C cocrasnser 3.492(5) A, uto MeHb-
IIIe CYMMBI BaH-JIeP-BaalbCOBBIX PAAMYCOB CYpbMBI U Krcaopoza (3,70 A). Do B3amMozeiicTBHe
NPUBOAMT K YBEJIMYCHUIO OJHOTO M3 3KBATOPHAIBHBIX YIJIOB, PAcIIOJOKEHHOTO CO CTOPOHBI
BHYTPHUMOJICKYJISIPHOTO KOHTakTa, 10 122,67(14)°. OpraHuzanus MOJEKyJI B Kpucramie o0y-
CJIOBJICHA BOJIOPOJHBIMH CBSI35IMH C Y4aCTHEM KapOOHHIBHOTO aToMa KHciopoja. /laHHble KOH-
TaKTbl CTPYKTYPHUPYIOT MOJICKYJBI B CJIOH, PacliojIOKEHHbBIE MEPIEeHINKYIIPHO KPHCTAJUIOTpa-
¢uueckoit ocu b. [TomHpIe TAOIMIBI KOOPIMHAT ATOMOB, JIMH CBSA3€H M BaJCHTHBIX YIJIOB JETIO-
HUpoBaHbl B KemOpummxckomM ~— OaHKe  CTPYKTYypHBIX  gaHHBIX  (Ne 1850118;
deposit@ccdc.cam.ac.uk mwiu http://www.ccdc.cam.ac.uk/data_request/cif).

Kniouegvie crosa: nenmagenuncypoma, nenmagmopnponuoHosas Kucioma, Kapooxcunam
mempagenuicypombl, peakyus nepepacnpeoeneHus Iueanoos, peakyus 3amMeujeHus, peHmaeHo-
CMPYKMYPHBLL AHATIU3.

Beenenue

JlocTaTouHO XOpOIIO CTPYKTYPHO 0XapaKTEePHU30BaHbl COEIMHEHNUS ISITHBATICHTHON CypbMBbl 00IIEH
dopmynbl Ar,SbX (rme X — nuraHn, cBA3aHHBIM ¢ aTOMOM CYpbMBI uepe3 rerepoatoM) [1-21]. Haubo-
Jiee M3YYEHHBIMH W3 TaKUX MPOM3BOJHBIX CYpbMBI(V) SBISIOTCS KapOOKCHIATH TeTpadeHMICYPbMEI
[22-39]. CuHTe3 TakuX COCOUHEHUN OCYLIECTBISIIOT IO PEaKLMSIM 3aMEIICHUS MEXAY KHUCIOTaMU U
neHTadeHmICYypbMoii [22—24] Wi raqoreHuioM TeTpadeHHICYPbMBI B PUCYTCTBUH aKLENTOPA Tajio-
reHoBojioposa [25-30], rajgoreHuioM TeTpadeHUICYpbMBI U COSIMU KapOoOHOBBIX KucioT [31]. Taxxke
W3BECTCH MEHEE PacIpOCTPaHEHHBIH CIIOCOO CHHTE3a MO PeakUUH IepepacipeesieHHs JIMTaHI0B MEX-
ny PhsSb u npousBogubiMu cumMerpuunoro ctpoenus Ph;SbX, [32-39].

B Hacrosimeit pabote BriepBbIe MO peaKIUsIM 3aMEIIeHHs U Nepepacipeie]ICHUs] TUTaHI0B CUHTe-
3MPOBaH NEHTAPTOPIPONHOHAT TeTPa()EHWICYPbMBI M ONPEAEIICHBI €r0 CTPYKTYpHBIE 0COOCHHOCTU Me-
TOIOM PEHTT€HOCTPYKTYPHOTO aHAJIHN3a.

IKCNepUMEeHTAIBLHAS YaCTh

Ucxonueiii peareHT — mneHTaQeHUICYpbMY MOJIy4ald MO0 METOJIWKE, ONMHUCAaHHOW B MOHOTpa-
¢uu [40]. B paboTe ncnonp3oBanu NeHTAQTOPIPONUOHOBYIO KHCIOTY MPOU3BoACTBa GupMmel «Alfa
Aesar».
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Xnmusa aneMmeHToopraHM4eCKux coeaguHeHUN

CunTte3 nenradpropnponuonara rerpadpenumwiacypsmol Phy;SbOC(O)CF,CF; (1)

1. Cmech 200 mr (0,394 mmons) neHtadeHuncypbMel U 65 mr (0,394 MMonb) neHTadTOPIPONHO-
HOBOM KHCHOTH B 30 M1 cMecH pacTBopuTesieid 0eH301-U300KTaH (2:1 00beMH.) OCTaBIISIIN 10 TTOJTHOTO
ynaneHusi pactsopureieid. [locne nepekpucraim3anuy TBEPAOrO OCTaTKa M3 CMECH ATaHOJI—-U300KTaH
nonyuunu 224 mr (96 %) GnenHo-xKenTeIX Kpuctamios coenunenus 1 ¢ . mi. 135 °C.

2.Cmecp 200 wmr (0,394 wmmomp) meHtadeHmICcyppMbl u 268 wMmr (0,394  wmmonb)
ouc(nenradTopnponuoHara) TpupeHwICypbMbl B 3 M1 O€H30/1a HarpeBaji B 3alassHHON aMITyse Ha BO-
nsiHol 6ane mpu 80 °C B Teuenue yaca. [locie oxnaxnenus k cMecu npudasisuim 0,5 M1 OKTaHa B KOH-
LIEHTPUPOBAIM PacTBOP 10 oO0beMa 0,5 mil. Brimasiiue OJieAHO-)KENThIC KPUCTAIUIBI OTQUIBTPOBBIBAIIN
u cymwin Ha Bosayxe. [omyunmm 430 mr (92 %) coequnenust 1 ¢ 1. . 135 °C.

UK-cniextp, v, cM @ 3105, 3061, 1697, 1577, 1479, 1436, 1377, 1317, 1271, 1211, 1168, 1143,
1070, 1058, 1026, 997, 912, 860, 813, 773, 750, 738, 729, 698, 690, 657, 617, 584, 540, 466, 455, 447,
408.

Haiineno, %: C 54,64; H 3,55. C,7H,0O,FsSb. Breruncieno, %: C 54,66; H 3,41.

HK-cnexrp coenunenus 1 3anuceiBanu Ha MK-cnekrpomerpe Shimadzu IR Affinity-1S B Tabner-
kax KBr B o6mactu 4000-400 cm .

OnemenTHbIii anaiau3 Ha C, H nposenen na Carlo-Erbal106.

Pentrenocrpykrypublii anaiau3 (PCA) kpuctamia coenunenus 1 nmpoBeaeH Ha IudpakToMeTpe
D8 QUEST ¢upmbl Bruker (MoK -usnydenue, A = 0,71073 A, rpadurossiii MoHOXpOMaTop) Hpu
296(2) K. Coop, penakTupoBaHHE JaHHBIX M YTOUHEHHE MapaMeTpPOB AJIEMEHTApHON SUCHKH, a TaKxkKe
y4eT noriomenus nposeaens! mo nporpamMaM SMART u SAINT-Plus [41]. Bee pacdets mo omnpene-
JICHUIO U YTOYHECHHUIO CTPYKTYPHI BhINONHEHBI 1o mporpammam SHELXL/PC [42], OLEX2 [43]. Ctpyk-
Typa ompezesieHa MPsIMbIM METOJOM M YTOUYHEHa METOJOM HAaMMEHBIINX KBAJPAaTOB B AHU30TPOIHOM
NpUOIKEHUN JUTSI HEBOJOPOIHBIX aToMOB. KpucTamnorpaduiecknue JaHHbBIEC U Pe3ybTaThl yTOUHEHHUS
CTPYKTYpHI ITpHuBeJicHbI B Ta0J. 1. [TomHbIe TaOMUIIBI KOOPAMHAT aTOMOB, JUTHH CBSI3€H M BaJICHTHBIX YT-

noB  gemoHupoBaHbl B KemOpwmkckoMm — OaHke — CTpYyKTypHBIX — gaHHBIX  (Nel850118;
deposit@ccdc.cam.ac.uk wnn http://www.ccdc.cam.ac.uk/data_request/cif).
Tabnuua 1
Kpuctannorpadguueckue AaHHble, napaMeTpbl IKCMEPUMEHTA U YTOYHEHUA CTPYKTYpbI 1
ITapametp 1
M 593,18
CHHTOHMSI MoOHOKJIMHHAs
IIp. rpymma P2,/c
a, A 10,188(3)
b, A 27,219(9)
c, A 10,364(3)
o, rpaj. 90
B, rpan. 118,283(10)
vy, Tpal. 90
v, A’ 2530,8(13)
Z 4
p (BBIY.), r/em’ 1,557
W, MM 1,148
F(000) 1176,0
Pasmep kpucranna, Mm 0,36 x 0,30 x0,13
Ob6macth c6opa JaHHBIX 10 20, rpaj. 6,332-56,998
WHTepBaBl HHACKCOB OTPaKCHUH —13<h<13,-36<k<36,-13<[<13
M3mepeHo oTpaskeHuit 47885
He3aBuCHMBIX OoTpakeHHUI 6399 (R, = 0,0316)
[lepeMeHHBIX YTOUHEHHSI 336
GOOF 1,178
R-axropsl o F>20(F?) R, = 0,0460, wR, = 0,1024
R-(axTOpHI IO BCE OTPasKEHUSIM R, =0,0542, wR, =0,1055
OcTtaroyHas 2IeKTpOHHas IUIOTHOCTH (max/min), e/A° 0,86/—1,28
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E¢ppemos A.H. CuHme3 u cmpoeHue neHmaghmopnponuoHama
mempadgpeHuncypbmbl Phy;SbOC(O)CF;CF;

Oo0cy:xxnenne pe3yJbTaToB

UzBectHO, uTO Hambonee 3pGEeKTUBHBIMU METOJAMH CHHTE3a KapOOKCHIATOB TETPaapUIICypPbMbI
SIBIIIIOTCA METOJBI, B OCHOBE KOTOPBIX JI€KaT PeakIH 3aMeIleHHs U TMepepacrnpepeieH s JTUraHI0B.
B nepBoM citydae HCXOAHBIME COEIMHEHUSIMH SIBIIAIOTCS TIEHTaapuiICypbMa M KapOOHOBas KUCIIOTa [22—
24], BO BTOPOM — IEHTaapwiCypbMa U JUKapOOKCUIAT TpHapHiICypbMbl [32—39]. JlaHHBIE METOIBI CHH-
Te3a OJHOCTaJUNHBIC, XapaKTePU3YIOTCS MATKUMHU YCIOBHSAMH MPOTEKaHHS peaklnil, BBICOKUM BBIXO-
JIOM ¥ YUCTOTOM 1I€JIEBOTO MPOAYKTa.

CunTe3 neHtrad)TOpIponuoHaTa TeTpad)eHUICYpMbl OCYILECTBICH MO BBIIICYKA3aHHBIM METOAAM.
Peakmuro 3aMermeHust Mexay neHTadeHUICYPbMON U MEHTaQTOPIPONMOHOBON KHCIOTON MPOBOIUIN B
CMECH pacTBOpUTENCH OeH30I-U300KTaH (2:1 00BEMH.) P KOMHATHON TEMIIEpPaType ¢ MOCeayIOIIeH
MEPEeKPUCTAIUIM3ALMEeH TBEPAOro OCTaTKa M3 CMECH 3TAaHOJI-M300KTaH (2:1 00BbeMH.) A MOTydeHHs
KpHcTawios, npurognsix 111 PCA. BzanmonelictBue nenTadeHHICYpbMbl U Ouc(IIeHTad TOPIPONUOHATA)
TpuEeHUICYPbMBI OCYIIIECTBIISUTH B OSH30J1e B 3alasiHHOW aMITyJle TIPH HarpeBaHWH Ha BOJASHOW OaHe C
MOCIIEAYIOUTIM JOOaBICHNEM OKTaHa!

PhH, i 1;
//”'lu-sbm\\\\@ +  HOC(O)CFyCF; ——m o

—PhH

PhH, t°
////, ", \\\\\ ,

Coenunenue 1 mpencraBiseT co00H KpUCTALIbI OJE€JHO-KENTOrO LBETa C YETKOH TeMIepaTypoil
IUIaBJIEHUS, XOPOIIO PACTBOPHUMBIE B apOMaTHUECKHX YTIEBOJOPOJAX W TOJSPHBIX PAaCTBOPUTEISX.
Crpoenue nenTadropnponuonaTa TerpadeHmICypbMbl MoATBepkIeHo MeTogamu MK-criektpockonuu u
PEHTTEHOCTPYKTYPHOTO aHaIH3a.

B UK-cnektpe coenunenust 1 HabmogaeTcss HHTCHCHBHAS 10JI0CA MOTJIOLUICHUS! BaJICHTHBIX KOJIe-
Gannii csseit Sb—C mpu 455 cm . Tlonoca TOrTIOMEH s BRICOKOI MHTEHCHBHOCTH npH 1697 cM ' xa-
paKTepu3yeT BaJIeHTHbIC KoJeGaHus KapOOHIIBHOM TPyIbl, a monoce npu 1211 e ' orBevarot Koite-
6anus v(C-0). UK-cnekTp Takke COAECPKUT XapaKTEPHBIC MOJIOCH! BAJICHTHBIX KOJICOAHUH YIIIepOIHO-
ro ckenera PeHWIbHBIX JUranaos: 1577, 1479, 1436 cM . BastenTHbiM KosteGanusim cesizeit Ca—H ot-
BEYAeT 110J10Ca MOTJIOUICHNs CPEIHEH MHTEHCHBHOCTH Tpu 3061cM ', a BHEMIIOCKOCTHBIM Ae(opMariu-
OHHBIM KOJI€OAHHAM 3THX K€ CBsI3eH — monockl mpH 738 i 690 cM . Pt MHTEHCHBHBIX HONOC HpH 1377,
1317, 1168 u 1143 cm ' npunagiexut BanenTHsIM KoneGanusm pparmenta CF,CF; [44, 45].

Ilo nmanmeiMm PCA, atoM cypbMbl B coeauHeHMH 1 WMeeT WCKaKEHHYI0 TpPUTOHAIBHO-
OUNMUpPaMUIAIBHYI0 KOOPAWHALIMIO C aTOMOM KHCJIOpOAa KapOOKCHJIATHOTO M aTOMOM Yyriepona Qe-
HWJIBHOT'O JIMTAaHJO0B B aKCHANbHBIX No3uiusix (puc. 1). Bee atombr dropa u yranepon rpynnsl CF; pazy-
MOPSAZIOYEHBI 110 ABYM IOJIOKEHHUSAM. Y TOUHEHHOE COOTHOIIEHHE BKJIAJIOB TMOJOKEHUH B pa3ymnopsio-
YeHHBIH QparmenT cocrasisiet 0,58/0,42.
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c@ _cE UM

C(7) F2A)

0(2)

0

C(36) €3 : \ C(23)

C(24)
C(25)

Puc. 1. CtpoeHue neHTacpbTopnponnoHara TetpadeHuncypbmbl (1)
(aToMbl Bogopoaa He yKasaHbl)

Axkcuanpupiii yron CSbO cocraBmstier 178,19(1)°, cymma skBatopuaibHbix yriaoB CSbC pasHa
355,78(14)°. 3nauenust yrioB O, SbC,, Menbire 90° (82,34(13)°, 85,32(13)°, 84,80(13)°), a CyeSbCoys
6ombire 90° (95,89(14)°, 98,21(14)°, 96,54(14)°). ATOM CypbMBbI BBIXOJUT U3 dKBATOPHUAIHHOMN MIOCKO-
ctu [C(1)C(11)C(21)] B cTopoHy akchanbHOro atoma yriaepoga Ha 0,254A. TnockocTu (heHUNBHBIX KO-
Jien MOBEpHYTHI BOKPYT cBs3eil Sb—C,,, Takum 00pa3oM, YT00b MUHUMH3UPOBATh BHYTPH- U MEXMOJIE-
KyJSIpHBbIE B3aMMOZENCTBUA. JIByrpaHHBIE YTIIBI MEXIY 3KBATOPHAIBHOM MIOCKOCTHIO U MIOCKOCTAMHU
KOJIeTl Tipu 3ToM cocTaBisioT 6,43° [C(11)-C(16)], 39,32° [C(21)-C(26)], 86,93° [C(1)-C(6)]. OtmeTuMm,
yT0 iockocTh kombia C(11)—C(16) kommnanapHa 3KBaTOPHAIBHOM IIIOCKOCTH, IPH 3TOM YTOJI MEXIY
3KBAaTOPUATIBHOMN TIOCKOCTHIO U TIOCKOCThIO Koublia C(1)—C(6) npubamkaercs k 90°.

Janen cBsizeit Sb—C,,, B coenunenuu 1 cocrarmsor 2,123(4), 2,164(4), 2,100(4) A, Mpyu 3TOM
JutrHA CBSA3H Sb—C,y COMMOCTaBUMA C 3KBATOPHAILHBIMU U IMeeT 3HaueHue 2,124(3) A. Paccrosaue Sb—
O cocrasnser 2,325(3) A, uTo Gosible cyMMBI KOBaJIEHTHBIX PAJMYCOB CypbMbI M Kuciaopoaa (2,07 A).

XapakTepHol 0COOEHHOCTBIO KapOOKCHIIATOB TETPAapHIICYPbMBI SBISCTCS HAMYUE BHYTPHUMOJIC-
KyJISIDHOTO KOHTaKTa aroMa CYpbMbl C KapOOHWIBHBIM aTtoMoM kuciopoaa [20-39]. PaccrosHue
Sb---O=C B cTpykType coemunenus 1 coctapnser 3,492(5) A, 4To MeHble CyMMBI BaH-Jep-BaalbCOBBIX
paanycoB cypbMbl U Kucaopoaa (3,70 A) [46]. anHoe B3anMoeHCTBHE NPUBOIUT K yBETMUECHHUIO OI-
HOro u3 skBaTopuanbHeix yrioB C(11)Sb(1)C(21) (122,67(14)°), pacloN0OKEHHOTO CO CTOPOHBI BHYT-
PUMOJIEKYISPHOTO KOHTAKTA.

WHTepecHO cpaBHUTH BIMSHHUE CXOXHX (TOPCOAEPKAIIMX KapOOKCHJIATHBIX JIMT'AHJOB HA OCHOB-
HBbIE TIapaMeTpbl KOOPAMHALIMOHHOTO IOJIM3Apa aToMa CYypbMbI B KapOOKcuiIaTax TeTpa(eHUICYypbMBI.
Panee Hamu ObutM cuHTE3MpoBaHbl renradTopOytupar [33] u 3,3,3-rpudropnponnonar terpadeHu-
cypbMbl [34]. BeiOop MMEHHO 3THUX COCAMHEHHH OOYCIIOBJICH YBEJIWYEHHEM JJIEKTPOHOAKLETOPHBIX
CBOCTB KapOokcmmaTHeix nuranioB B psany OC(O)CH,CF;<OC(O)CF,CF;<OC(0O)CF,CF,CF;, ocHOB-
HBIE TEOMETPUYECKHE MTapaMeTPbl KOTOPHIX CBEACHHI B Ta0I. 2.

[Ipoananu3upoBaB gaHHbIE Ta0I. 2, MOXKHO CIENaTh BBIBOJ O TOM, YTO C YBEITHUYEHHUEM DIIEKTPOHO-
aknenTopHeIX cBoMcTB nuraHnoB B psagy OC(O)CH,CF;<OC(O)CF,CF;<OC(O)CF,CF,CF; 3akoHo-
MEpPHO YBEIMUYUBAIOTCS paccTosiHusE Sb—O M BHYTPUMOJNIEKYIIsipHbIe KOHTakThl Sb--O=C. Taxxe 3ame-
TEH pocCT 3Ha4YeHus akcuanbHoro yria OSbC, koTopslii npubmmkaercs k uaeansHomy (180°), u sxBaTo-
PHATIBHOTO YIJIa HAPOTUB KOHTaKTa Sb--*O=C, OTKIOHSIOIIErocs OT uaeaabHOro 3HaueHus 120° na 2—
5° mpu nepexone ot 3,3,3-TpuTopIpONUOHATHOTO JIUraHAa K rentadropOyruparHomy. B aTom nopsin-
Ke HaOIo/IaeTCcsd W YBEIMUEHHE PACCTOSIHUH MEXIYy aTOMOM CYPBbMbI M 9KBaTOPHAIBHOMN IIIOCKOCTHIO
[C;]. 3akoHOMEpHOTO M3MEHEHHs JUIMH 3KBATOPHAIBHBIX U aKCHANBHBIX cBszell Sb—C He HaOmomaercs.
CrouT OTMETHTH, YTO NPHU yBeIHUEHHH paccTosiHui Sb--O=C HaOmronaercsi yBeauueHHe 3KBaTOpHAIIb-
HOT'O YIJIa, PAcloJIOKEHHOTO HAIPOTHB ATOT0 KOHTAKTa, & HE HA00OPOT.
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E¢ppemos A.H. CuHme3 u cmpoeHue neHmagmoprnponuoHama
mempadgpeHuncypbmbi Phy;SbOC(O)CF,CF3
Tabnuua 2
OCHOBHble reoMeTpUUeckue napameTpbl kKap6okcunaTos TeTpadeHUNCypbMbI
Brixoa atoma
OCOR | Sbuamioc- | . ™ ‘?Sabca’ d(sg’o)’ ASb-C), A | d(Sb-0), A
KOCTHU [C3], A E) » I'pal. pan.
2,167(2) (axc)
2,109(2) (9kB)
CH,CF; 0,209 121,50(8) 173,29(7) 2,255(2) 2111(2) (>xB) 3,414(3)
2,117(2) (3kB)
2,124(3) (axc)
2,100(4) (axB)
CF,CF; 0,254 122,67(14) 178,19(1) 2,325(3) 2.123(4) (>x8) 3,492(5)
2,164(4) (3kxB)
2,154(3) (axc)
2,101(2) (axB)
CF,CF,CF; 0,263 124,47(10) 178,87(8) 2,340(2) 2.1103) (>x8) 3,517(6)
2,120(2) (axB)

Opranmzaiusi MOJIEKYJI B KpUCTAJUIE coeanHEeHMM 1 00yClIOBIEHA BOJOPOJHBIMU CBSI3SIMH C yda-
cTreM KapOoHMIIbHOTO aToMa kucinopoxaa. Paccrosamsa H--O=C cocraBnstot 2,52 u 2,55 A. Jlannsie
KOHTaKTbl CTPYKTYPUPYIOT MOJEKYJIbl B KPUCTAIIE B CJIOU, PACIONOXKEHHBIE NEPHCHAUKYIIPHO KpU-
crayuiorpaguueckoi ocu b (puc. 2).

BriBoabI

a

/

Puc. 2. YnakoBka MoneKkyn B Kpuctansne coeguHeHus 1
(noka3aH TONbKO OAWH cron)

Taxum o6pa3om, B HacTosIIel paboTe Mo peakisIM 3aMeIIeHUs U IepepacipeieNeHus JIn-
TaHJI0B MOJYYEeH C BBICOKMM BBIXOJIOM M CTPYKTYPHO OXapaKTepU30BaH MEHTaQTOPIPONUOHAT
teTpadeHuICypbMbl. KOOpIMHAIIMOHHBIN MOJIKMAIP aToMa CypbMBI IpeJICTaBIseT cOO0M UCKa-
KEHHYIO TPUTOHAJIbHYIO OMIHUpPAMUAY C aKCHAIbHO PACIOJIOKEHHBIM KapOOKCHUIIATHBIM JIUTaH-
oM. @opMHUpOBaHUE MPOCTPAHCTBEHHON CTPYKTYPhl KPUCTAIUIOB 00YCIOBICHO 00pa3oBaHuEM
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BOJIOPOJHBIX CBS3€H ¢ ydacTheM KapOOHWJIBHBIX aTOMOB KHCIOPOJa, IPHU 3TOM MOJEKYIbl B
KpHUCTaJIe 00pa3yroT CIIOH.

BaarogapHoctu
Beipaxkaro 6maronapaocts npogeccopy B.B. IlapyTuny 3a npoBeeHHbIE PEHTI€HOCTPYK-
TYpHBIE UCCIIEIOBAHUSI.
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SYNTHESIS AND STRUCTURE OF TETRAPHENYLANTIMONY
PENTAFLUOROPROPIONATE Ph,;SbOC(O)CF.CF;

A.N. Efremov, efremov_an94@mail.ru
South Ural State University, Chelyabinsk, Russian Federation

Tetraphenylantimony pentafluoropropionate has been obtained by the substitution reaction
between pentaphenylantimony and pentafluoropropionic acid and by the ligand redistribution
reaction between pentaphenylantimony and triphenylantimony bis(pentafluoropropionate) with a
yield up to 96 %. The compound has been identified by IR spectroscopy and X-ray diffraction
analysis. According to the X-ray diffraction data, the antimony atom has a distorted trigonal-
bipyramidal coordination with the oxygen atom of the carboxylate ligand and the carbon atom of
the phenyl ligand in apical positions. All fluorine atoms and the carbon atom of the CF; group are
disordered in two positions (the ratio of the contributions of the positions to the disordered frag-
ment is 0.58/0.42). The CSbO axial angle is 178.19(1)°; the sum of the CSbC equatorial angles is
355.78(14)°. The antimony atom is out of the [C;] equatorial plane towards the axial carbon atom
at 0.254 A. The planes of the phenyl rings are rotated around the Sb—C, bonds so that to minim-
ize intra- and intermolecular interactions. The average Sb—C, bond length is 2.129(4) A, while
the Sb—C, bond length is comparable to the equatorial bond length and has the value of
2.124(3) A. The Sb—O distance is 2.325(3) A, which is greater than the sum of the covalent radii
of antimony and oxygen atoms (2.07 A). A characteristic feature of all tetraarylantimony carbox-
ylates is the presence of an intramolecular contact between the antimony atom and the carbonyl
oxygen atom. This Sb--O=C distance is 3.492(5) A, which is less than the sum of the van der
Waals radii of antimony and oxygen atoms (3.70 A). This interaction leads to an increase up to
122.67(14)° in one of the equatorial angles located on the side of the intramolecular contact. The
organization of molecules in the crystal is due to hydrogen bonds involving a carbonyl oxygen
atom. These contacts structure the molecules into layers that are perpendicular to the crystallo-
graphic axis . Complete tables of atom coordinates, bond lengths and valence angles are depo-
sited at the Cambridge Crystallographic Data Center (No. 1850118; deposit@ccdc.cam.ac.uk or
http://www.ccde.cam.ac.uk/data_request/cif).

Keywords: pentaphenylantimony, pentafluoropropionic acid, tetraphenylantimony carbox-
vlate, ligand redistribution reaction, substitution reaction, X-ray diffraction analysis.
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